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(57)Abstract: 

PROBLEM TO BE SOLVED: To provide a porous honeycomb filter having high collection 
efficiency of fine particles (particulates) or the like, capable of preventing the increase in 
pressure loss caused by the clogging of pores, and capable of developing these 
characteristics especially coping with a recent diesel engine employing high pressure fuel 
injection, a common rail or the like, and a method for manufacturing the same. 
SOLUTION: The porous honeycomb filter comprises a material containing cordierite 
controlled of its pore distribution as a main crystal phase. The pore distribution is set so that a 
pore volume with a pore size of <10 urn is 15% or less of the total pore volume and a pore 
volume with a pore size of 10-50 urn is 75% or more of the total pore volume and a pore 
volume with a pore size of >50 urn is 10% or less of the total pore volume. 
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* NOTICES * 

JPO and INPIT are not responsible for any 
damages caused by the use of this translation. 

1. This document has been translated by computer. So the translation may not reflect the 
original precisely. 

2. **** shows the word which can not be translated. 
3. In the drawings, any words are not translated. 



CLAIMS 

[Claim(s)] 

[Claim 1]lt is a porous honeycomb filter which consists of material which makes Caux Delight 
who controlled pore distribution a main crystal phase, Pore volume in which said pore 
distribution exceeds [ 15% or less of pore volume:whole pore volume with a pole diameter of 
less than 10 micrometers ] a pole diameter of 50 micrometers not less than 75% of pore- 
volume:whole pore volume with a pole diameter of 10-50 micrometers: A porous honeycomb 
filter of whole pore volume which comes out and is characterized by a certain thing 1 0% or 
less. 

[Claim 2]The porous honeycomb filter according to claim 1 whose porosity of a honeycomb 
filter is 50 to 75%. 

[Claim 3]The porous honeycomb filter according to claim 2 whose porosity of a honeycomb 
filter is 65 to 75%. 

[Claim 4]The porous honeycomb filter according to any one of claims 1 to 3 whose coefficient 

6 

of thermal expansion at 40-800 ** of a honeycomb filter is below 1 .0x10 " /**. 
[Claim 5]lt is a manufacturing method of a porous honeycomb filter using a ceramics raw 
material which uses a cordierite-ized raw material as the main raw material, A manufacturing 
method of a porous honeycomb filter, wherein said cordierite-ized raw material considers it as 
particle size distribution which contains kaolin below by 0 - 10 mass % and in which powder 
with a particle diameter of not less than 75 micrometers contains source ingredients of silica 
(Si0 2 ) other than kaolin and talc below by 1 mass %. 

[Claim 6]A manufacturing method of the porous honeycomb filter according to claim 5 in which 
said cordierite-ized raw material contains said kaolin by 1 - 10 mass %. 
[Claim 7]A manufacturing method of the porous honeycomb filter according to claim 5 or 6 
whose source ingredients of silica (Si0 2 ) other than said kaolin and said talc are the things of 

quartz or fused silica which contain a kind at least. 
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[Claim 8]Said cordierite-ized raw material is a manufacturing method of the porous honeycomb 
filter of an aluminum oxide or aluminium hydroxide according to any one of claims 5 to 7 which 
contains a kind at least as a source ingredient of alumina (aluminum 2 0 3 ). 

[Claim 9]A manufacturing method of the porous honeycomb filter according to claim 8 which 
does 15-45 mass % content of aluminium hydroxide with a particle diameter of 1-10 
micrometers as said source ingredient of alumina (aluminum 2 0 3 ). 

[Claim 10]A manufacturing method of the porous honeycomb filter according to claim 8 or 9 
which does 0-20 mass % content of an aluminum oxide with a particle diameter of 4-8 
micrometers as said source ingredient of alumina (aluminum 2 0 3 ). 

[Claim 1 1]A manufacturing method of the porous honeycomb filter according to any one of 
claims 5 to 10 in which said cordierite-ized raw material does 37-40 mass % content of talc as 
a source ingredient of magnesia (MgO). 

[Claim 12]A manufacturing method of the porous honeycomb filter according to claim 1 1 
whose particle diameter of said talc is 5-40 micrometers. 

[Claim 13]A manufacturing method of the porous honeycomb filter according to any one of 
claims 5 to 12 in which this ceramics raw material carries out 1-4 weight-section content of the 
foamed resin to this cordierite-ized raw material 100 weight section. 



[Translation done.] 
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* NOTICES * 

JPO and INPIT are not responsible for any 
damages caused by the use of this translation. 

1 This document has been translated by computer. So the translation may not reflect the 
original precisely. 

2.**** shows the word which can not be translated. 
3. In the drawings, any words are not translated. 



DETAILED DESCRIPTION 

[Detailed Description of the Invention] 
[0001] 

[Field of the lnvention]This invention relates to a porous honeycomb filter and a manufacturing 
method for the same. Collection efficiency, such as particles (particulate), is high in more 
detail, And increase of the pressure loss by blinding of fine pores can be prevented, and it is 
related with a porous honeycomb filter which can demonstrate these characteristics 
corresponding to the diesel power plant which adopted high-pressure-fuel injection in recent 
years, a common rail, etc. especially, and a manufacturing method for the same. 
[0002] 

[Description of the Prior Art]Two or more breakthroughs which carry out an opening to an 
exhaust gas inflow side edge and an exhaust gas discharge side edge in recent years as a 
device from which the particles in exhaust gas are removed, It has the structure which ****** 
(ed) alternately in respect of both ends, and the porous honeycomb filter which catches the 
particles in exhaust gas and from which it is made to pass, and the septum (it has two or more 
fine pores) between each breakthrough is removed compulsorily is used in the exhaust gas 
which flowed from the exhaust gas inflow side edge. 

[0003]ln this porous honeycomb filter, it is required that pore distribution should be controlled 
by a relation with the particle diameter of the particles in exhaust gas since performances, 
such as collection efficiency and pressure loss, differ by into how much the aperture of the fine 
pores formed in the septum between each breakthrough is made. 

[0004]As a porous honeycomb filter, many things of the product made from cordierite which is 
excellent in heat resistance, or the product made from silicon carbide are used conventionally, 
About the porous honeycomb filter made from silicon carbide with easy control of a pole 
diameter, that in which the average value of a pole diameter is 1-15 micrometers, and pore 
distribution controlled the pole diameter in less than standard deviation (SD) 0.20 and the very 
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narrow range is indicated (J P ,5-2351 2, A). 

[0005]On the other hand, as a honeycomb filter made from cordierite which controlled the 
aperture of fine pores, While raising porosity by not making a cordierite-ized raw material 
contain kaolin and an aluminum oxide, The aluminium hydroxide (the powder whose particle 
diameter is 0.5-3 micrometers, and the powder whose particle diameter is 5-15 micrometers 
occupy 50 to 100% of the whole aluminium hydroxide) which controlled particle diameter by 
the specific range, In the Caux Delight-ized raw material which serves as fused silica (mean 
particle diameter is 30-100 micrometers) from talc. The honeycomb filter which was obtained 
by the manufacturing method using the raw material which added a predetermined organic 
blowing agent or combustible material and whose average pore size is 25-40 micrometers is 
indicated (JP,9-77573,A). 

[0006]However, since a pole diameter was mainly controlled by this honeycomb filter with 
aluminium hydroxide, and an organic blowing agent or combustible material, even if the 
average pore size could be controlled, it was impossible to have considered it as the narrow 
range of a request of pore distribution. In order to coarse-grain-ize aluminium hydroxide, it also 
had the problem that a coefficient of thermal expansion increased. 

[0007]On the other hand, each ingredient of talc, silica, alumina, and kaolin is used as the 
powder of specific particle diameter, . Were obtained by the manufacturing method using the 
raw material which added graphite as an ostomy agent in the Caux Delight-ized raw material 
mixed with specific content. Fine pores with a ** pole diameter of 2 micrometers or less are 
indicated for pore distribution, and, below as for all the 7 capacity [ in fine pores ] %, the 
honeycomb filter of all the below 10 capacity [ in fine pores ] %** is indicated for fine pores with 
a ** pole diameter of not less than 100 micrometers, respectively (the patent No. 2578176 
gazette, the patent No. 2726616 gazette). 

[0008] However, since it was not taken into consideration in particular about the point that the 
ease which controls a pole diameter by these honeycomb filters for every ingredient differs, the 
limit controlled the minimum or maximum of pore distribution, and it was impossible to have 
considered it as the narrow range of a request of pore distribution. 

[0009]The point that the ease which controls a pole diameter for every ingredient of talc, silica, 
alumina, and kaolin differs is noted to these, About both the ingredients of talc and silica, 
below 3 mass % carries out powder with a particle diameter of not less than 150 micrometers 
from the whole raw material, And the honeycomb filter in which the fine pores with a pole 
diameter of 10-50 micrometers obtained by the manufacturing method using the Caux Delight- 
ized raw material which adjusted powder with a particle diameter of 45 micrometers or less to 
below 25 mass % occupy 52.0 in all the fine pores - 74.1 capacity % is proposed (JP,7- 
38930.B). 

[0010]The honeycomb filter by Caux Delight attains that this honeycomb filter controls a pole 
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diameter in the narrow range of 10-50 micrometers for the first time. 
While being able to improve collection efficiency compared with various Caux Delight 
honeycomb filters mentioned above, increase of pressure loss can be prevented by prevention 
of blinding. 

A coefficient of thermal expansion can be made small by making the particle diameter of talc 
small. 

[001 1]However, the particles in exhaust gas in recent years by improvement (high-pressure- 
fuel injection, a common rail, etc. are adopted.) of a diesel power plant. The honeycomb filter 
in which particles controlled the pole diameter very highly with the reduction of the discharge 
since it was equalizing (most of the particle diameter of particles is abbreviated 1 micrometer.), 
byway-izing and is demanded strongly. 

[0012]On the other hand, in this honeycomb filter. From kaolin in the Caux Delight-ized raw 
material having been manufactured without meaning at all about participating in formation of 
fine pores of 10 micrometers or less deeply. Fine pores with a pole diameter of 10-50 
micrometers cannot be formed at the high rate more than 75.0 capacity %, and such a request 
in recent years cannot be accepted. 
[0013] 

[Problem(s) to be Solved by the lnvention]This invention was made in view of the above- 
mentioned problem, and its collection efficiency, such as particles (particulate), is high, And 
increase of the pressure loss by blinding of fine pores can be prevented, and it aims at 
providing a porous honeycomb filter which can demonstrate these characteristics 
corresponding to the diesel power plant which adopted high-pressure-fuel injection in recent 
years, a common rail, etc. especially, and a manufacturing method for the same. 
[0014] 

[Means for Solving the Problem]By low-concentration-izing kaolin, he did the knowledge of 
being highly controllable in the range of a request of pore volume distribution, and completed 
this invention while controlling particle diameter of silica components of the Caux Delight-ized 
raw material, as a result of this invention person's inquiring wholeheartedly in order to solve an 
above-mentioned technical problem. 

[0015]Namely, according to this invention, it is a porous honeycomb filter which consists of 
material which makes Caux Delight who controlled pore distribution a main crystal phase, Pore 
volume in which pore distribution exceeds [ 15% or less of pore volume.whole pore volume 
with a pole diameter of less than 10 micrometers ] a pole diameter of 50 micrometers not less 
than 75% of pore-volume:whole pore volume with a pole diameter of 10-50 micrometers: A 
porous honeycomb filter being 10% or less of whole pore volume is provided. 
[0016]ln a honeycomb filter of this invention, it is preferred that porosity of a honeycomb filter is 
50 to 75%, it is more preferred that it is 65 to 75%, and it is preferred that it is especially 68 to 
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75%. It is preferred that a coefficient of thermal expansion at 40-800 ** of a honeycomb filter is 
below 1.0x10 ~ 6 /**. 

[0017]According to this invention, it is a manufacturing method of a porous honeycomb filter 
using a ceramics raw material which uses a cordierite-ized raw material as the main raw 
material, A cordierite-ized raw material contains kaolin below by 10 mass %, And a 
manufacturing method of a porous honeycomb filter making source ingredients of silica (Si0 2 ) 

other than kaolin and talc into particle size distribution which powder with a particle diameter of 
not less than 75 micrometers contains below by 1 mass % is provided. 
[0018]JP,9-77573,A can be made to contain kaolin at a rate of 1 - 10 mass % in a 
manufacturing method of a honeycomb filter of this invention unlike a manufacturing method of 
a statement. 

[0019]Source ingredients of silica (Si0 2 ) other than kaolin and talc have a preferred thing of 
quartz or fused silica which contained a kind at least. 

[0020]A cordierite-ized raw material has a preferred thing of an aluminum oxide or aluminium 
hydroxide which contained a kind at least as a source ingredient of alumina (aluminum 2 0 3 ). 

Under the present circumstances, it is preferred to do 15-45 mass % content of aluminium 
hydroxide with a particle diameter of 1-10 micrometers, or to do 0-20 mass % content of an 
aluminum oxide with a particle diameter of 4-8 micrometers as a source ingredient of alumina 
(aluminum 2 0 3 ). 

[0021 ]As for a cordierite-ized raw material, it is preferred as a source ingredient of magnesia 
(MgO) to do 37-40 mass % content of talc, and, as for particle diameter of talc, it is preferred in 
this case that it is 5-40 micrometers. It is also preferred to use what carried out 1-4 weight- 
section content of the foamed resin to cordierite-ized raw material 100 weight section as a 
ceramics raw material. 
[0022] 

[Embodiment of the InventionjHereafter, an embodiment of the invention is described 
concretely. 

1. The porous honeycomb filter of porous honeycomb filter this invention is a porous 
honeycomb filter which makes Caux Delight who controlled pore distribution highly in the 
specific range a main crystal phase. Hereafter, it explains concretely. 

[0023]Although the porous honeycomb filter of this invention uses cordierite as a main crystal, 
any, such as orientation, non-orientation, alpha crystalline substance, and beta crystalline 
substance, may be sufficient as cordierite. 

[0024]Other crystal phases, such as mullite, zircon, aluminum titanate, clay bond silicon 
carbide, zirconia, a spinel, an indialite, Safi Lynn, corundum, and a titania, may be contained. 
These crystal phases may be independent one sort, or may contain two or more sorts 
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simultaneously. 

[0025]The pore volume of the pore distribution in the porous honeycomb filter of this invention 
in which the pore volume whose pore volume with a pole diameter of less than 10 micrometers 
is 15% or less of whole pore volume and a pole diameter of 10-50 micrometers exceeds the 
pole diameter of 50 micrometers 75 to 100% of whole pore volume is 10% or less of whole 
pore volume. 

[0026]lf pore volume with a pole diameter of 10-50 micrometers turns into less than 75% of 
whole pore volume and pore volume with a pole diameter of less than 10 micrometers exceeds 
15% of whole pore volume, When producing increase of pressure loss by blinding of fine pores 
and attaching a catalyst to a filter, increase of pressure loss will be produced by blinding of the 
fine pores by a catalyst. On the other hand, pore volume with a pole diameter of 10-50 
micrometers turns into less than 75% of whole pore volume, and if the pore volume exceeding 
the pole diameter of 50 micrometers exceeds 10% of whole pore volume, particulate collection 
efficiency will fall. 

[0027]Small-diameter-izing, since it is equalizing [ a particulate ], if pore volume with a pole 
diameter of 10-50 micrometers does not become efficient with not less than 75% of whole pore 
volume with improvement of a diesel power plant in recent years in particular, It becomes 
difficult to raise particulate collection efficiency corresponding to improvement of such a diesel 
power plant. 

[0028]As for the honeycomb filter of this invention, it is preferred that the point of the reduction 
of pressure loss and improvement in collection efficiency to porosity is 50 to 75%, it is more 
preferred that porosity is 65 to 75%, and it is preferred that porosity is especially 68 to 75%. It 
j S preferred from the point of improvement in the thermal shock resistance at the time of 
elevated-temperature use that the coefficient of thermal expansion at 40-800 ** is below 

1.0x10 ~ 6 /**. 

[0029]Although the honeycomb filter of this invention has the structure which usually ******(ed) 
alternately two or more breakthroughs which carry out an opening to an exhaust gas inflow 
side e( jge and an exhaust gas discharge side edge in respect of both ends, There may not be 
any restriction in particular about the shape of a honeycomb filter, for example, any, such as 
shape where the side of the pillar of a perfect circle or an ellipse, the square pillars whose 
shape of the end face is polygons, such as a triangle and a rectangular head, these pillars, and 
a square pillar curved into the character of **, may be sufficient as the shape of the end face. 
There may not be any restriction in particular about the shape of a breakthrough, either, for 
example, any, such as a rectangular head, Hitoshi Yasumi's polygon, a perfect circle, and an 
ellipse, may be sufficient as sectional shape. 

[0030]The porous honeycomb filter of this invention can be manufactured by the method etc. 
which are described below. 
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[0031 ]2. The manufacturing method of the porous honeycomb filter of manufacturing method 
this invention of a porous honeycomb filter, It is the method of manufacturing the porous 
honeycomb filter using the ceramics raw material which uses a cordierite-ized raw material as 
the main raw material, and the content and the particle diameter of a specific component in a 
cordierite-ized raw material are controlled in the specific range. Hereafter, it explains 
concretely. 

[0032]As for the cordierite-ized raw material used for this invention, below in 1 mass %, 
powder with a particle diameter of not less than 75 micrometers makes preferably source 
ingredients of silica (Si0 2 ) other than kaolin and talc the particle size distribution below 0.5 

mass %. 

[0033]Thereby, the fine pores of the narrow range of 1 0-50-micrometer pole diameter can be 
extremely formed at high rate, collection efficiency is high and a honeycomb filter without 
increase of the pressure loss by blinding of fine pores can be manufactured. 
[0034]Namely, the thing for which this invention can form the fine pores of the pole diameter 
corresponding to [ unlike other ingredients / abbreviated ] ingredient particle diameter in source 
ingredients of silica (SiC> 2 ) other than kaolin in a cordierite-ized raw material, and talc, And it 

finds out that the fine pores of the narrow range of 1 0-50-micrometer pole diameter can be 
extremely formed at high rate by cutting coarse particle powder with a particle diameter of not 
less than 75 micrometers into formation of fine pores with a pole diameter of 10 micrometers or 
less paying attention to hardly involving. 

[0035]As source ingredients of silica (Si0 2 ) other than kaolin and talc, although quartz, fused 

silica, mullite, etc. can be mentioned, it stabilizes and exists to an elevated temperature 
especially at the time of calcination, control of a pole diameter is an easy point, and the thing of 
quartz and fused silica which contains a kind at least is preferred. 

[0036]As for this source ingredient of silica (Si0 2 ), it is preferred among a cordierite-ized raw 

material to do 15-20 mass % content of. Although Na 2 0, K 2 0, etc. may be contained as an 

impurity, the content of these impurities is the point that increase of a coefficient of thermal 
expansion can be prevented, and it is preferred among the source ingredient of silica (Si0 2 ) 

that it is below 0.01 mass % in total. 

[0037]The cordierite-ized raw material used by this invention makes kaolin further the content 
below 10 mass %. 

[0038]lf kaolin contains exceeding 10 mass %, since formation of fine pores with a pole 
diameter of less than 10 micrometers cannot be controlled, Even if it controls the particle 
diameter of source ingredients of silica (Si0 2 ) other than the kaolin mentioned above and talc, 

it becomes impossible to make pore volume with a pole diameter of 10-50 micrometers into not 
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less than 75% of whole pore volume. 

[0039]Namely, this invention is added to control of the particle size distribution of the source 
ingredient of silica (SiC» 2 ) mentioned above, Kaolin in a cordierite-ized raw material finds out 

that most formation of fine pores with a pole diameter of less than 10 micrometers can be 
controlled paying attention to mainly participating in formation of fine pores with a pole 
diameter of less than 10 micrometers by making content of kaolin into the low rate below 10 
mass %. 

[0040]ln order that this invention may control the content of kaolin from the point of control of 
pore distribution, JP,9-77573,A may be made to contain it in the range of 1 - 10 mass % unlike 
the manufacturing method of a statement. 

[0041 ]As for the content of these impurities, although kaolin may contain mica, quartz, etc. as 
an impurity, it is preferred that it is below the point that increase of a coefficient of thermal 
expansion can be prevented, and 2 mass %. 

[0042]The cordierite-ized raw material used for this invention, In order to blend each ingredient 
so that it may become the theoretical presentation of a cordierite crystal, It is necessary to 
blend source ingredients of alumina (aluminum 2 C> 3 ), such as source ingredients of magnesia 

(MgO), such as talc, an aluminum oxide, and aluminium hydroxide, etc., for example in 
addition to the source ingredient of silica (Si0 2 ) mentioned above, and kaolin. 
[0043]What contains both any one sort or these of an aluminum oxide or aluminium hydroxide 
in that there are few impurities as a source ingredient of alumina (aluminum 2 0 3 ) is preferred, 

and what contains aluminium hydroxide especially is preferred. 

[0044]The particle diameter of the source raw material of alumina (aluminunr^cy, While being 
able to ** a coefficient of thermal expansion low, when 1-10 micrometers is preferred in the 
case of aluminium hydroxide and it is an aluminum oxide at the point which can control 
precisely the pore size distribution by the particle size distribution of the source ingredient of 
silica (Si0 2 ) mentioned above, 4-8 micrometers is preferred. 

[0045]As for the source raw material of alumina (aluminum^), it is preferred among a 
cordierite-ized raw material to do 15-45 mass % content of aluminium hydroxide, and, as for an 
aluminum oxide, it is preferred to do 0-20 mass % content of. 

[0046]As a source ingredient of magnesia (MgO), for example, talc, magnesite, etc. can be 
mentioned and talc is preferred especially. As for talc, it is preferred to do 37in cordierite-ized 
raw material -40 mass % content of, as for the particle diameter of talc, 5-40 micrometers is 
preferred from the point which makes a coefficient of thermal expansion low, and its 10-30 
micrometers are more preferred. 

[0047]Source ingredients of magnesia (MgO), such as talc used for this invention, may contain 
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Fe 2 0 3 , CaO, Na 2 O f K 2 0, etc. as an impurity. 

[0048] However, as for the content of Fe 2 0 3 , it is preferred among the source ingredient of 

magnesia (MgO) to consider it as 0.1 - 2.5 mass %. High porosity can be obtained while being 
able to ** a coefficient of thermal expansion low, if it is the content of this range. 
[0049]As for the content of CaO, Na 2 0, and K 2 0, it is preferred that below 0.35 mass % 

carries out a coefficient of thermal expansion in these sum totals among the source ingredient 
of magnesia (MgO) from the point of making it low. 

[0050]lt is preferred by increasing porosity further in the manufacturing method of this invention 
to make a cordierite-ized raw material contain the ostomy agent for forming a stoma, etc. as an 
additive agent in that can raise collection efficiency and pressure loss can be reduced. 
[0051 ]As an ostomy agent, although foamed resin, such as an acrylic microcapsule, graphite, 
wheat flour, starch, phenol resin, poly methyl methacrylate, polyethylene, or polyethylene 
terephthalate can be mentioned, for example, Especially, foamed foamed resin of an acrylic 
microcapsule etc. is preferred. 

[0052]Foamed foamed resin of an acrylic microcapsule etc., Since the honeycomb filter of high 
porosity can be obtained from it being hollow in a small quantity and generation of heat of the 
ostomy material in a baking process can be suppressed, even when adding ostomy material 
and considering it as the honeycomb filter of high porosity, there is little generation of heat by a 
baking process, and generating of heat stress can be reduced. 

[0053]But since intensity will fall and it will become easy to be damaged in the cases, such as 
canning, while the porosity of the honeycomb filter obtained becomes very large if foamed 
resin is added so much, It is preferred to carry out 1 .0-4.0 weight-section content to cordierite- 
ized raw material 100 weight section, and it is more preferred to carry out 1,5-3.0 weight- 
section content. 

[0054]The dispersing agent for being able to make other additive agents contain, for example, 
promoting the distribution to a binder and a medium if needed, etc. may be made to contain in 
this invention. 

[0055]As a binder, for example Hydroxypropylmethylcellulose, Methyl cellulose, hydroxyethyl 
cellulose, carboxyl methyl cellulose, polyvinyl alcohol, etc. can be mentioned, and ethylene 
glycol, dextrin, fatty acid soap, polyalcohol, etc. can be mentioned as a dispersing agent, for 
example. According to the purpose, each additive agent described above can be independent 
one sort, or can be combined two or more sorts, and can be used. 

[0056]ln this invention, a honeycomb filter can be manufactured by the manufacturing process 
which restriction in particular does not have except controlling the content and the particle 
diameter of a specific component in a cordierite-ized raw material in the specific range, for 
example, is shown below. 
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[0057]First, to cordierite-ized raw material 100 weight section mentioned above, after supplying 
three to binder 5 weight section, two to ostomy agent 40 weight section, the dispersing agent 
0.5 - the amount part of duplexs, and ten to water 40 weight section, it kneads and is 
considered as plasticity. 

[0058]Subsequently, while the shaping of a plasticity raw material can perform an extrusion- 
molding method, injection molding process, a press-forming method, and a ceramics raw 
material by the method of forming a post forming breakthrough cylindrical, etc. and continuous 
molding is easy for it especially, It is preferred to carry out by an extrusion-molding method at 
the point which carries out orientation of the cordierite crystal and is made to low-thermal- 
expansion nature. 

[0059]Subsequently, desiccation of a generation form can be performed by hot air drying, 
microwave drying, dielectric drying, reduced pressure drying, vacuum drying, freeze-drying, 
etc., it is a point which can dry the whole promptly and uniformly especially, and it is preferred 
to carry out by the drying process which combined hot air drying, microwave drying, or 
dielectric drying. 

[0060]Although calcination of a dry Plastic solid is finally based also on the size of a dry Plastic 
solid, it is 1410-1440 ** in temperature, and calcinating for 3 to 7 hours is usually preferred. A 
drying process and a baking process may be performed continuously. 
[0061] 

[Example]Hereafter, although an example explains this invention concretely, this invention is 
not limited to these examples. 

[0062]1. The method shown below about the honeycomb filter obtained by the example and 
comparative example which carry out the valuation method after-mentioned estimated. 
[0063](1) Pore distribution and an average pore size were measured by pore distribution and 
the mercury pressure ON type porosimeter made from average pore size micro 
MERITIKKUSU of fine pores. 

[0064](2) True specific gravity of porosity cordierite was set to cc in 2.52g /, and porosity was 
calculated from whole pore volume. 

[0065](3) The honeycomb filter obtained by each example and a comparative example was 
made to carry out fixed time (2 minutes) passage of the exhaust gas made to generate soot 
with a collection efficiency soot generator, the soot contained in after [ filtering ] exhaust gas 
was caught through the filter paper, and the weight (W 1 ) of soot was measured. The exhaust 
gas made to generate the same time and soot was caught through the filter paper, without 
passing a filter, and the weight (W 2 ) of soot was measured. Subsequently, each obtained 
weight (W 1 ) (W 2 ) was substituted for the formula (1) shown below, and collection efficiency 
was searched for. 
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[0066] 

[Equation 1](W 2 -W 1 )/(W 2 ) x100 - (1) 

[0067](4) soot catching pressure - disadvantage - welding an inside diameter phi130mm ring 
by pressure to the both-ends side of the honeycomb filter obtained by each example and a 
comparative example, and via this ring first, The soot which made it generate with a soot 
generator was flowed within the limits of phi130mm of a honeycomb filter, and a 10-g soot was 
made to catch. Subsequently, where a soot is caught, the honeycomb filter passed the air of 
2.27-Nm 3 /min, and measured the pressure differential before and behind a filter, and the 
pressure loss in the state where the soot was caught was evaluated. 

[0068]2. Mean particle diameter shown in example and comparative example example 1 table 
1 , and talc of particle size distribution (mean particle diameter: 20 micrometers) Powder with a 
particle diameter of not less than 75 micrometers: 4 mass %, fused silica B (mean particle 
diameter: 35 micrometers) Powder with a particle diameter of not less than 75 micrometers : 
as shown in Table 2, 0.5 mass % and aluminium hydroxide (mean particle diameter: 2 
micrometers, powder:0 mass [ beyond particle diameter 75micrometer ] %), It mixed at a rate 
of talc 37 mass %, fused silica B19 mass %, and aluminium hydroxide 44 mass %, and the 
cordierite-ized raw material was adjusted. 

[0069]Subsequently, as shown in Table 2, this cordierite-ized raw material 100 weight section 
is received, Graphite 20 weight section, polyethylene terephthalate 7 weight section, poly- 
methylmethacrylate 7 weight section, Hydroxypropylmethylcellulose 4 weight section, lauric 
acid potash soap 0.5 weight section, and water 30 weight section were supplied and kneaded, 
and it was considered as plasticity, and the cylinder-like plastic matter was fabricated with the 
vacuum kneading machine, and this reversible raw material was fed into the extrusion-molding 
machine, and was fabricated to honeycomb shape. 

[0070]Subsequently, the bone dry of the acquired Plastic solid was carried out by hot air drying 
after dielectric drying, and the both-ends side was cut in the predetermined size. 
[0071]Subsequently, the breakthrough ******( e d) alternately the breakthrough in the dried body 
of this honeycomb shape in respect of the both ends which carry out an opening by the slurry 
which consists of a cordierite-ized raw material of the same presentation. 
[0072]Finally, it calcinated and 1420 ** of honeycomb filters of size:phi144 mmxL152mm, 
septum thickness:300micrometer, and number of cells:300 cell / inch 2 were obtained for 4 
hours. 

[0073]ln example 2 Example 1 , it replaced with fused silica B (mean particle diameter: 35 
micrometers, powder:0.5 mass [ beyond particle diameter 75micrometer ] %), and the 
honeycomb filter was obtained like Example 1 except having mixed the quartz B (mean particle 
diameter: 19 micrometers, powder:0.3 mass [ beyond particle diameter 75micrometer ] %). 
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[0074]ln comparative example 1 Example 1, it replaced with fused silica B (mean particle 
diameter: 35 micrometers, powder:0.5 mass [ beyond particle diameter 75micrometer ] %), and 
the honeycomb filter was obtained like Example 1 except having mixed fused silica A (mean 
particle diameter: 40 micrometers, powder:6 mass [ beyond particle diameter 75micrometer ] 
%). 

[0075]Mean particle diameter shown in Table 1 in example 3 Example 1 , and talc of particle 
size distribution (mean particle diameter: 20 micrometers) Powder with a particle diameter of 
not less than 75 micrometers: 4 mass %, kaolin (mean particle diameter: 10 micrometers) 
Powder with a particle diameter of not less than 75 micrometers: 2 mass %, quartz D (mean 
particle diameter: 5 micrometers) Powder with a particle diameter of not less than 75 
micrometers: 0.1 mass %, an aluminum oxide (mean particle diameter: 6 micrometers) Powder 
with a particle diameter of not less than 75 micrometers: 0.2 mass % aluminium hydroxide 
(mean particle diameter: 2 micrometers) Powder with a particle diameter of not less than 75 
micrometers : As shown in Table 2, 0 mass % Talc 40 mass %, It mixed at a rate of kaolin 1 
mass %, quartz D21 mass %, aluminum oxide 19 mass %, and aluminium hydroxide 19 mass 
%, and the cordierite-ized raw material was adjusted, And the honeycomb filter was obtained 
like Example 1 as an ostomy agent to cordierite-ized raw material 100 obtained weight section 
except having added graphite 20 weight section, polyethylene terephthalate 10 weight section, 
and poly-methyl-methacrylate 10 weight section. 

[0076]Mean particle diameter shown in Table 1 in example 4 Example 1, and talc of particle 
size distribution (mean particle diameter: 20 micrometers) Powder with a particle diameter of 
not less than 75 micrometers: 4 mass %, kaolin (mean particle diameter: 10 micrometers) 
Powder with a particle diameter of not less than 75 micrometers: 2 mass %, quartz B (mean 
particle diameter: 19 micrometers) Powder with a particle diameter of not less than 75 
micrometers: 0.3 mass %, an aluminum oxide (mean particle diameter: 6 micrometers) Powder 
with a particle diameter of not less than 75 micrometers: 0.2 mass % aluminium hydroxide 
(mean particle diameter: 2 micrometers) Powder with a particle diameter of not less than 75 
micrometers : As shown in Table 2, 0 mass % Talc 40 mass %, It mixed at a rate of kaolin 3 
mass %, quartz B20 mass %, aluminum oxide 18 mass %, and aluminium hydroxide 19 mass 
%, and the cordierite-ized raw material was adjusted, And the honeycomb filter was obtained 
like Example 1 as an ostomy agent to cordierite-ized raw material 100 obtained weight section 
except having added graphite 20 weight section, polyethylene terephthalate 9 weight section, 
and poly-methyl-methacrylate 9 weight section. 

[0077]Quartz B shown in Table 1 in example 5 Example 4 as shown in Table 2 (mean particle 
diameter: 19 micrometers) Powder with a particle diameter of not less than 75 micrometers : It 
replaced with 0.3 mass % and the quartz D (mean particle diameter: 5 micrometers, 
powder :0.1 mass [ beyond particle diameter 75micrometer ] %) was mixed, And the 
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honeycomb filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw 
material 100 obtained weight section except having added graphite 25 weight section, 
polyethylene terephthalate 5 weight section, and poly-methyl-methacrylate 10 weight section. 
[0078]Quartz B shown in Table 1 in example 6 Example 4 as shown in Table 2 (mean particle 
diameter: 19 micrometers) Powder with a particle diameter of not less than 75 micrometers : It 
replaced with 0.3 mass % and the quartz E (mean particle diameter: 10 micrometers, 
powder:0.1 mass [ beyond particle diameter 75micrometer ] %) was mixed, And the 
honeycomb filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw 
material 100 obtained weight section except having added graphite 20 weight section and 
polyethylene terephthalate 4 weight section. 

[0079]Quartz B shown in Table 1 in example 7 Example 4 as shown in Table 2 (mean particle 
diameter: 19 micrometers) Powder with a particle diameter of not less than 75 micrometers : It 
replaced with 0.3 mass % and fused silica B (mean particle diameter: 35 micrometers, 
powder:0.5 mass [ beyond particle diameter 75micrometer ] %) was mixed, And the 
honeycomb filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw 
material 100 obtained weight section except having added graphite 20 weight section, 
polyethylene terephthalate 3 weight section, and poly-methyl-methacrylate 9 weight section. 
[0080]Quartz B shown in Table 1 in example 8 Example 4 as shown in Table 2 (mean particle 
diameter: 19 micrometers) Powder with a particle diameter of not less than 75 micrometers : It 
replaced with 0.3 mass % and fused silica C (mean particle diameter: 16 micrometers, 
powder:1 mass [ beyond particle diameter 75micrometer ] %) was mixed, And the honeycomb 
filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw material 100 
obtained weight section except having added graphite 10 weight section and poly-methyl- 
methacrylate 17 weight section. 

[0081]Quartz B shown in Table 1 in comparative example 2 Example 4 as shown in Table 2 
(mean particle diameter: 19 micrometers) Powder with a particle diameter of not less than 75 
micrometers : It replaced with 0.3 mass % and the quartz A (mean particle diameter: 20 
micrometers, powder:8 mass [ beyond particle diameter 75micrometer ] %) was mixed, And 
the honeycomb filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw 
material 100 obtained weight section except having added graphite 20 weight section, 
polyethylene terephthalate 7 weight section, and poly-methyl-methacrylate 9 weight section. 
[0082]Quartz B shown in Table 1 in comparative example 3 Example 4 as shown in Table 2 
(mean particle diameter: 19 micrometers) Powder with a particle diameter of not less than 75 
micrometers : It replaced with 0.3 mass % and the quartz C (mean particle diameter: 5 
micrometers, powder:3 mass [ beyond particle diameter 75micrometer ] %) was mixed, And 
the honeycomb filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw 
material 100 obtained weight section except having added graphite 20 weight section, 
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polyethylene terephthalate 10 weight section, and poly-methyl-methacrylate 10 weight section. 
[0083]Quartz B shown in Table 1 in comparative example 4 Example 4 as shown in Table 2 
(mean particle diameter: 19 micrometers) Powder with a particle diameter of not less than 75 
micrometers : It replaced with 0.3 mass % and fused silica D (mean particle diameter: 70 
micrometers, powder:39 mass [ beyond particle diameter 75micrometer ] %) was mixed, And 
the honeycomb filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw 
material 100 obtained weight section except having added graphite 20 weight section, 
polyethylene terephthalate 6 weight section, and poly-methyl-methacrylate 7 weight section. 
[0084]As shown in Table 2, in example 9 Example 4 Talc 40 mass %, It mixed at a rate of 
kaolin 5 mass %, quartz B19 mass %, aluminum oxide 17 mass %, and aluminium hydroxide 
19 mass %, and the cordierite-ized raw material was adjusted, And the honeycomb filter was 
obtained like Example 4 as an ostomy agent to cordierite-ized raw material 100 obtained 
weight section except having added graphite 20 weight section, polyethylene terephthalate 7 
weight section, and poly-methyl-methacrylate 7 weight section. 

[0085]As shown in Table 2, in example 10 Example 4 Talc 40 mass %, It mixed at a rate of 
kaolin 10 mass %, quartz B17 mass %, aluminum oxide 16 mass %, and aluminium hydroxide 
17 mass %, and the cordierite-ized raw material was adjusted, And the honeycomb filter was 
obtained like Example 4 as an ostomy agent to cordierite-ized raw material 100 obtained 
weight section except having added graphite 10 weight section, polyethylene terephthalate 8 
weight section, and poly-methyl-methacrylate 15 weight section. 

[0086]As shown in Table 2, in comparative example 5 Example 4 Talc 40 mass %, It mixed at 
a rate of kaolin 15 mass %, quartz B14 mass %, aluminum oxide 15 mass %, and aluminium 
hydroxide 16 mass %, and the cordierite-ized raw material was adjusted, And the honeycomb 
filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw material 100 
obtained weight section except having added graphite 20 weight section, polyethylene 
terephthalate 4 weight section, and poly-methyl-methacrylate 9 weight section. 
[0087]As shown in Table 2, in comparative example 6 Example 4 Talc 40 mass %, It mixed at 
a rate of kaolin 19 mass %, quartz B12 mass %, aluminum oxide 14 mass %, and aluminium 
hydroxide 15 mass %, and the cordierite-ized raw material was adjusted, And the honeycomb 
filter was obtained like Example 4 as an ostomy agent to cordierite-ized raw material 100 
obtained weight section except having added graphite 20 weight section, polyethylene 
terephthalate 4 weight section, and poly-methyl-methacrylate 7 weight section. 
[0088]ln example 11 Example 10, as shown in Table 2, in a cordierite-ized raw material as an 
ostomy agent, Without adding graphite, polyethylene terephthalate, and poly methyl 
methacrylate, The honeycomb filter was obtained like Example 10 except having thrown in 2.4 
weight sections of acrylic microcapsules (trade name: F-50E, Matsumoto Yushi-Seiyaku, Inc. 
make) which are foamed resin to cordierite-ized raw material 100 weight section. 
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[0089]As shown in Table 2, in example 12 Example 10 Talc 40 mass %, It mixed at a rate of 
kaolin 0 mass %, quartz D21 mass %, aluminum oxide 16 mass %, and aluminium hydroxide 
23 mass %, and the cordierite-ized raw material was adjusted, And to cordierite-ized raw 
material 100 obtained weight section as an ostomy agent, The honeycomb filter was obtained 
like Example 10 except having added graphite 10 weight section, polyethylene terephthalate 5 
weight section, poly-methyl-methacrylate 5 weight section, and acrylic microcapsule 1 .8 weight 
section that is foamed resin. 

[0090]As shown in Table 2, in example 13 Example 10 Talc 40 mass %, It mixed at a rate of 
kaolin 5 mass %, quartz B19 mass %, aluminum oxide 17 mass %, and aluminium hydroxide 
19 mass %, and the cordierite-ized raw material was adjusted, And the honeycomb filter was 
obtained like Example 10 to cordierite-ized raw material 100 obtained weight section except 
having added graphite 20 weight section and acrylic microcapsule 2.8 weight section which is 
foamed resin as an ostomy agent. 

[0091 ]3. Silica source ingredients other than evaluation kaolin and talc in Examples 1-13 which 
have the particle size distribution below powder 1 .0 mass % with a particle diameter of not less 
than 75 micrometers. The capacity of the fine pores over 50 micrometers could obtain the 
honeycomb filter currently controlled by 10% or less of the whole pore volume, and was able to 
attain not less than 85% and high collection efficiency in this honeycomb filter. Silica source 
ingredients other than kaolin and talc especially in Examples 3 and 5 which have the particle 
size distribution which contains powder with a particle diameter of not less than 75 
micrometers below by 0.1 mass %. The capacity of the fine pores over 50 micrometers could 
obtain the honeycomb filter currently controlled by 2% or less of the whole pore volume, and 
was able to attain not less than 94% and very high collection efficiency in this honeycomb filter. 

[0092]on the other hand -- the particle size distribution of silica source ingredients other than 
kaolin and talc -- powder with a particle diameter of not less than 75 micrometers - more than 
1.0 mass % - a fault -- in the comparative examples 1-4 to contain. A honeycomb filter with 
the capacity of greater than 10% of the whole pore volume of the fine pores over 50 
micrometers is obtained, and it has become the low collection efficiency of 75% or less in this 
honeycomb filter. 

[0093]ln Examples 1-13 whose content of kaolin is below 10 mass %, the pore volume below 
10 micrometers was able to obtain the honeycomb filter currently controlled by 15% or less of 
the whole pore volume. When a catalyst is attached to this filter, blinding of the fine pores by a 
catalyst is controlled and the pressure loss at the time of soot collecting is presumed to be a 
small thing. 

[0094]On the other hand, in the comparative examples 5 and 6 in which the content of kaolin 
exceeds 10 mass %, the honeycomb filter with the pore volume of greater than 15% of the 
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whole pore volume below 10 micrometers was obtained. In this honeycomb filter, when a 
catalyst is attached, pressure loss is presumed to be a large thing by blinding of the fine pores 
by a catalyst. 

[0095]ln Examples 1 1-13 which carried out 1 .8-2.8 weight-section addition, a foaming agent to 
cordierite-ized raw material 100 weight section. Porosity could obtain the honeycomb filter 
which is 68 to 75%, not less than 91% and high collection efficiency could be attained in this 
honeycomb filter, and, moreover, the catching pressure loss had the small pressure loss in 
below 8.5 (KPa) and a soot catching state. 

[0096]ln Example 12, although the honeycomb filter of 80% of porosity was obtained when the 
addition of foamed resin was changed into 3.2 weight sections and the honeycomb filter was 
manufactured, it was not necessarily enough in respect of strength of structure. 
[0097] 
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[0098] 
[Table 2] 
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[0099] 
[Table 3] 
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[0100] 

[Effect of the lnvention]As explained above, according to a porous honeycomb filter of this 
invention, and a manufacturing method for the same. Collection efficiency, such as a putty 
curate, is high, and increase of the pressure loss by blinding of fine pores can be prevented, A 
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porous honeycomb filter which can demonstrate these characteristics corresponding to the 
diesel power plant which adopted high-pressure-fuel injection in recent years, a common rail, 
etc. especially, and a manufacturing method for the same can be provided. 



[Translation done.] 
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WTSC <b^B*3ft"CC^. 

[0004] se*. &hk^~*a7 * **-±i>* 

&£j*{bW*KO^?LJt^x#A7 
tt, ttffLSO^F^ffi^ l — 15/i rat, HIITL&ffiftSfflW 
(g^(SD) 0. 2 OWTififcTSfcl^lfiHrjNflyLa* 
WJfflIU/cfe(0*«H7ft$ftri^ (^¥5 - 2 3 5 1 2 

[0005] mfi. mn<o^m^mmotczi-^4 x 

{tTJK-i^A^a-f^x^^ h{bMf4tcSW3l*^c 
Incite J: 9m?L^£fr±3i±&i£&CC, 
«HrWJiaiU/c*BMbTil/5x^A (fitS^O. 5-3 
Mm<0»5fc£t4a#5-1 5 mn(Z>f»5Ri***HfbTJU 
$-^Ai(*©5 0- 1 0 0%^rAa5^>) jgHk^U 
^(WW3 0- 1 0 0/2m)i ( *t)\,*?frhUh 
a-74 ~>4 h<bMf4Kl, ^5EOW«»?affJX«^I«5tt 
«jk £^»n u /c^4 * ffli ^ &§m:fr£tc £ 0 ?# 6 titc. 

^?LS^ 5 2 5 — 4 0 jtim©^-^A7 ^ 
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3ftTl>£ (*«M t 9 -7 7 5 7 3*Hi«) • 
[0 00 6 ] UfrU COAi*A7-fi^--C», 

[0 00 7 ] cftccStor, £;u*, 7^5 

«i?L^ffl?L* 7 SaWJSTF* ©ffl?LS lOOy m«± 
CD«B?L^±*ffl?L* 1 0 t§m%MT, <D^~t>&y < to* 
-*Wi*3*vCl>4 (q$iMB2 5 7 8 1 7 6#&«. W 
Hpff 2 7 2 6 6 1 6#&$H) » 
[0 00 8] Ufrb. CtlS©/>-^7^^-T 

£ -T & C i tS^ olfiEr £> o /Co 

[0009] cne>^c*fur, i";^ 

t, fiS 1 5 0 amAU±03B}^*M*4±<*"C3flS%J^ 
TiU ^ofig4 5 /imWT<30*»^^2 5Sl°/o«T 

*) Sfcft/c. 10-50/i mCD*ffl?L^^ffl?L* 5 

2. 0-74. lgS 0 /o^£fe^^^A7^^-^ 
»3KS*VCl>£ Mf&¥7 -3 8 93 . 
[0010] C<D"~ft&y 4 ffl?L&£ 1 

0 — 5 0 ^ mCD^C Office SOfBt" £ C -7 s <f yA 

[0 0 1 1 ] l/rt>U ifi*P, %W^<OW&rt-\X. <r 

j&<5:, ngi am*r&& 0 ) ctfrh. ttfiFia£ffi«>-ci« 

[00 12] CtUC^tl/T, C0^*A7^^- 
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[0013] 

VonHUW«SiK< % 3&>otB?LOBIS*0«:J:4EE*lll 
[0014] 

i«Stc*iJfflIT*SCt*»l*mo, *»?B*3EfiR3#fc. 
[0015] BP*3, **?BCCj:titf, lffl?L^5*SiJffll 
20 Uc3-fo-{ h^iS H B H tBi-r6«l4^^^^>^?L 
Ia^.^7A7 ^ MffWWP**, JURIS 1 

0 /i m7fM»<&«?USS : ±m : ?V&m<D 1 5 %WT> 
110-50/i mOJ(ffl?Ugffi : £«RLS»<D 7 5 %W 
±, tffi?LS 5 0 \i m £ffi;L £*ffl?LS« : £*IB7LSStf> 1 

[0 0 l 6 ] ^H^CD^^^A^ 4 

/^*A7 JU£-<Dfv?L^#, 5 0-7 5°/ot* 
^>C<b^W*L/<, 65^75%r*SCiW0ffi 
30 U<> 6 8-7 5%t^)^)C<bWC^O^o */c, 
a-^A7 ^^^-©40^8 0 0°COC:teW&gy&3g^ 
Ks&s, l. Ox l O-'/'Cl^X&ZCt 
[0 0 17] &tc. *»WKJ:ntf, 3-f^X7^ 

3&>o**»;>aa c *^^feUl'©^y* (Sio,) 

[0 0 1 8 3 ^mMO^^tfAy j )l>$-<Dn&'fi&; 
CC*5l»T», 1?W9 -7 7 5 7 3^«tCgBK©«iS 

jjffiia^o, *tu>* t i - 1 owa%cofi)^-cs 
[0019] */c % **i;>ac^drji/^eiii-o^y* 

(S i O,) Wflc»«, X»«»VU*©ii>«c< 
[0 02 0 ] */c v 3-^ -f h{bMI4^, TJt/ 
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fimSLlK C<D¥&. 7)V*-r (A 1 2 O a ) WJ&ftt 0 
tiSl -1 0 /imOTK&lbT^x^AS: 15-4 

A* 0-2 0JM%«WtSCi*«F*LK 
[0 0 2 1 ] */c, 3-7***^ MbMf4&, 

(MgO)Sffi»iir, *;U^£3 7-40f| 

***JSt4<L0T. n-fwx^-f MbJWftl 0 Oil 
§Mc*tbT, ffer&#JJ5i£l -4M^SWi*t!-/cfcO£ 10 

[002 2 ] 

[0023] *mw<D&jm^~t>^7 4)\,z-\x, 20 

[0 0 24] A^>f K t^Jbn> % ^ ^>ir 

Ct & & CDr & o T & <£ l >c 

[0 02 5] ^^MCD&n'g" 4 ;W^-CC*5 30 
WSMBWHStt, *ffi?LS 1 0 /i m*SSOffl?LSS^*ffl 
?L««© 1 5%fetT, mil® 1 0 -5 0 m mCD*ffl?Ugfg 
*^tffl?LSS07 5- 1 0 0%, WLS5 0/im^ri^ 

[0 0 2 6 ] ffl?LS 10-50*i m<D*ffi?U§3i#:£ffl 
?LgmcD 7 5 £ ft o r , *ffl?LS 1 0 u m5fcffi(DM 

!\JSntffi±tKfV89<0 1 5 *ffl?LcD@ii£ 

fcioTE^tiffcoif^fc^OTO*^. — ffl?LS 40 

10-50 nm<Dimnm%&±mTi®m<D7 s%*mt 

r^t, *ffl?LS 5 0 m m ^rix. £iffl?L^#±ttl?LSHR 
[0 02 7] ^FtC, jft^O^-f — -fl/X>5/>©Scfi 

$ffl?Lai 0-5 o um<Dmn^m^±Winmn<D 

7 5%«Ji£iS^fbUfcfcmtt, C©J;V^^t' 



[0 02 8] *«I»<D^~#A7 -f JV*-K. BE^?« 
*0(^^bSt;^^<Dlfi]±<J:lO*>6, »?L*# 
50-7 5OT*6Ct3&Jff*L< 4 «?W6 5-7 

iSf»lB*14©|fiJ±<b 14^.^6, 4 0-8 0 O'CCCfcW 

SftBSKflHR** 1 . oxio-ycwmsciw 

[0 0 2 9] &mM(D"^JjA7 a JU£-te> 

nt^l^ *fc, Sii?L<D^tRCcoi»rfc«RF«:*iJ|B« 
Rs tSR^-TJrrfccn*, 

[0 03 0 ] ft, **W©3*ft*^-=-#A7* Jb*- 
[0 03 1] 2. ^?LS^x#a:7 *;U*~©$4®:5 

x^w v<mw*3E.mmt?2>*?z ypxtm* 
[0032] $»fflc^n^3-f^x 7 >( Hb 

^^iVM^J^a^'i* (SiOJ 

[0 0 3 3] cnccJ;0, *ffl?LSl 0-5 0/im(7)ft 

[0 0 3 4] BPfc, #*93tt, a-'? 5 ^ MbJK 
n^<DX* 1 J>&V i Z>l'*M9\-<DisVJj (S iOJ© 

SoaMMt^Ci^SCi, ROWLS1 0 

ttS 7 5m m«±©fflfft»3fc* ^vhT^CcbCCcfcO, 
mm 1 0 - 5 0 /i m<0*C»«fiH<03|ffln*fi«)riB*'C 

[0 0 3 5 ] X*V>RV2)l'2&.W-<Di'VlJ (S i 



(5) 



[0 0 3 6 ] C<Dts*)t> (S i0 2 ) WSfH*. 3- 
f^7>( MfcK*4*> 15-2 0fl 0 /o^W$^0 

O^K^tSCi^-CtS*^ (S i 

o,> ^ttro. oni o /owm^ci 

[0 03 7 ] &§kW~cm^t>tlZ>3-r4 3-5 4 Mb 

wm&s mcc, *t y >^ i osi%«T©M$it io 
[0 0 3 8 ] *7*y>*n osr*%£jia.Td?tr& 

, ) »fiS»CD8tS*»IJfflJ0r fc|ffl?LS 1 0 - 5 0 m mCD 

[0 0 3 9] SP^, WaU/c^'J^ (S i 

\*{tHmtp<Dl3*V £K3ffl?LS 1 0 Mni*«0l 20 

[0 040] m?lft1B<DfflW±\.>*>M 
frh** y >©S**%»SW-J-ft*. #KJ¥9 - 7 7 5 
7 3 ^ttKEtl®H*#&& 0 % 1-10 MS% 

[004 1] £tc. >», Itli, 

[0042] ^^KflH^ft&^-T^ 17 -f Mb 

(MgO) 8teSfl\ BMfcrrt'S-SA, *BMty^5- 

9A*©yfl>5* (A 1,0,) aRBE»^*E^"r*i^* 
[0 04 3] 7JRt (Al 2 0 3 ) M^iltii, 40 

[0 04 4] Sfc, 7;^t ( A 1 i Oj ) MWMCOn 

SK$L^>y# (s i o 2 ) a^#©ttS#*frcc<j:£?L 

^ A<Dt»^» 1 - 1 0 /i mtimZ l> < , mtT )l 
$^^ACD^W4 — 8 Mm**S?*l/C\» 50 
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[0 04 5 ] ttc, TJl^i- (A 1 2 0 3 ) 8gMf4te, 

[0 04 6 ] -*#*fT (MgO) aRRS^iUrW, 

Mb/)^4*3 7-4 0Rt%tWStSCijW*U 

[0 04 7 ] *mitcmi<*2>9fr9m<D^9* 
J/7 (MgO) jRS»«, WStL/tF e 2 0 3 , Ca 
O, Na,0, K^f^gWltW^. 
[0 04 8 ] (IU Fe 2 0 3 (DSW$«, vn^T 
(MgO)®J$7>*> o. 1-2. 5BM%itW 

[0 04 9] £/c> CaO, Na,0, K 2 OCD^W^ 

< -r a ± i > 5 mw> & , vnvr 
(Mgo)M^ cne>^ftx?o. 3 5it%«T 

[0 05 0 ] *»IHO«JS*ffi , r tt» JgfcSift^fcii 

[0051] ig?L^Ji it m«» r * y jwr-* 
^*^-jn»flg. # y * * y *y 

[0052] y Ji/^v-f ^d^^^sw 
[0053] *ra«ifls*^accasjjoT& 

itK^^t, ^x 7 >f 0011 

^C>PfLr, 1. 0-4. OMSSWS-e&CiJWff 
^L<, 1. 5-3. 0lI9M^^Ci^^ 

[00 54] $^{Cfct»ttt, ^SCCJ^GT, CCD 
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[0 0 5 5] £/c, ^M>^tUTO, t 

[0 05 6 ] **?B«:4bC»"CW, 3-f^i70<fc 
#£o 

[0057] *-r, .fcjfiufca-sw^-f vitwM 
iooit»c»Lt k / w > *t- 3 - 5 msa$* mi 
j?j2-4osfigp, »tw«jo. 5-2aaa5, *io- 

[0058] acir^-c. pj»4ixf4<Dfl0&tt. wmu^ 
[0059] ;x^-c\ 

v^n&sasL sm&SL «E(a», jumhil as 
*tf$Gl>o 

[0 0 6 0 ] *&cc. K«fli»#o«fij5tt, Kflus^ 

3 1 4 1 0-1 44 0"CCD 

[0061] 

[0 06 2] 1 . f¥1ft£ffi 

[006 3] ( 1 ) fflftfl^ ffl?LCD¥^?LS 

[0064] ( 2 ) m?L^ 

V<DMtt&&2. 52g/cctl, 4 

[006 5] ( 3 ) ffigl^ 
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d**i*«*awst?»*^- « corns (w 1 ) ^rffl^o 

/c 0 £/c, HD«#HL «**^3*fc»#*«r, 

*-*aasirrwrarni*u (son cw) * 
sjsu/co ac^r. fi^n^M (w 1 ) (w 2 ) 
Tit^f^ ( i ) ccf^OTffl*«W*#«>fc. 

[0 066] 

[»1] (W J -W , )/(W J ) X100- (I) 
10 [0067] (4)X-hJS*K« 

X— h*. -<;l/^-cr)0 1 3 0mm<D8SEft 

CCiSAU 1 0 sOX- h£ti^£#/Co ;X^~C\ 
*A7^^-^-h*ll»Lfctt«r, 2. 2 7N 
m 3 /m i n(D^it£S£U V 4 frZ-m'&tORt)^ 

/Co 

20 [ 0 0 6 8 ] 2 . USSR Rtf JtttW 
11*011 

2 0 urn, tmi 5 i/mHiOS* : 41i°/o) . Sr4 
5/V*B 3 5 am. ttS7 5 w mfcl±<Dt& 

^: 0. 5 9MK) . *BMtTiU5-^A : 
2 Mm, mkl 5/imai©»*: 011%) *2 
frCTjVTcfc^K:, $J^3 711°/o, SMfUJ/BlQK 
fi%, 7KK j fbTJW^^^A4 4Hfl:%(DS0^'Cil^ur 
n-T^x^-Y HbJKB&BKl/ft:. 
30 [0 069 ] a2^«^C, C©3-f 

^X7-fMtIfll0 0IW«:»Lt, 4^7T-fh 

sas, *3o*»»*«a* «*i/cnj»tt£u 

JBU fflmb^^CcSAOT^^^A^tc^O/co 
[0 07 0 ] »6tl3ftfl0B(t*, »1R»© 

40 /Co 

[0 0 7 1 ] C<D^^.*A«Ofg«(*CC*jW 

[0 0 7 2 ] «»0C, 142 0'C. 4^1 Ml 

it-{X:^144mmXL152mm. PilgJl? : 
3 0 0 Mm, -tert^ : 3 0 0-fe^/ i n c h z <D^~*> 

[0073] mmm2 

50 mi&ffl 1 CCfcO^r % SI4^> U * B (¥^jf4S :35m 
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ra> ffcg7 5 ym«i©^ : 0. 511%) left*., 
: 1 9 m m, &S7 5 m mfcLk<Dt& 
5R: 0. 311%) *«^0/cC±«W*. li^U 

[0074] mm i 

1 ccfcl^r , U * B :35/i 

ra, &S7 5Mm«±CDt3^: 0. 5Si%) KRx., 
^BlVU^A (^I4S: 4 0 mid, &&7 5/iratll 
CDf»^: 6S1%) ^UfcCittWt ^1 ± 

[0 07 5 ] 1^3 

^: 4ii°/o) , (^Sis : i o mid, fia 

7 5MniHi«: 211%) , H3?D : 
5 Mm, 1427 5 (imai©8^ : 0. 111%) , i 
fk7^5^^A(?^fia:6win, SS7 5iim«± 

<d®% \ o. 211%) *«Hb7JU5-*A (^fit 

m : 2 Mm, &&7 5 ^m«±<D»* : 0S1%) 
*2 0C7jVrJ:5K:£jl/*4 011%, *t'J>lM 

%, 5lD2ilt%, M:r;i/^^Ai9lt% k 
7kgHkT;i^^A l 9 ll%ofJj^r^ Ut3-f 

^x^-f MbISf41 0 0M«MC*rt/t\ Jft?LSfl<i:l/ 
r, V^VyA h2 OfilSB, ^yx^U>fl/7^l/ 

-mo sias, # u ^ * * u i osfigs* 
aanufccifeiwi. sawn <tB«ecor^-*A:7 

[0 07 6] ^*&fft)4 

1 OCfcl^T, ^ 1 CCTn-r^ttSRC/ttS^fliO 
2 0 Mm, fig 7 5 m m'W±©l» 
4H1%) , (^tftS: lOmn, ttS 

7 5 /im«l©ffi : 211%) , : 
1 9 Mm, ftS7 5 am«±©»5R : 0. 311%) , 
BMbTJVS—'? A (^^jf4S : 6 Mm, I4&7 5 MmJ^ 
±(D©^: 0. 2 81%) ★BMbTJi'S-SA 
S : 2 Mm, &S7 5 amfcLh©®* : 011%) £, 
«2K:7jVr«J:5«:*Jl/*4 OSl°/o, ^'J>3R1 
%, 55?B2 011%, SMbr-frS-SAl 811%, 

*M{bT;t>5~^A l 9 ll%0^ri^ur n - 

fwx^-f MUS^ O0Sfi«CC»Or, jt?L#J£0 

r, v^v 7 4 b 2 ogias, ^Vifu>^u7iiu 

-h9M35, iJ;V^y ^;U9fi!9S£SsJjn 

UcCiWWi, HJSWIl i0«tCL/-C^^^A7^^ 

[0 0 7 7]38*W5 
Hte«?!)4CCfeliT, ^tCTjVTJ^CC, ^ICCttn-T^ 
B <¥*rt&S : 1 9 m m, ©^7 5 m m^i« : 
0. 311%) teftx., (^6iS: 5 Mm, tft 
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S7 5Mm«±Ota^: 0. Hl%)^U/cC 
t, MCK^C^etl/cn-f'^x^^ MfcJKPH 0 Offil 
SBCC *f L/T, MSIilt, #577 J b 2 5 MSB, 

*-';x?-u>7-u?£u-- hssias, un* 

BM*;H OliaJ^JDU/cCiWW, ^t6W4i 
|Htf$K:L'r;^;*7A:7 ^;W£-£f#/c„ 
[0 0 7 8 ] J©5S086 

^5SFI)4CC4d^r, a2tc^-Tct SltejjVTSSE 
B (^tttS: 1 9 Mm, ttS7 5/im«±©»*: 
10 0. 311%) Kft*-, 10 Mm, 

fig7 5mna±©»*: 0. 111%) fcfi^Ofcc 
<t, ttfKS^Wca-f ^ MbJFJf4i 0 Ofil 
3f5CC*tOr, 3§?Lfflibr, 5^:7y -Y h 2 omiSP, 

tc. 

[0079] mmmi 

H5SW4tc*>i^r, a2cc7S-rj:^tc, atitc^-rei? 

B (^taS : 1 9 m m, «tS7 5 m mW±<Df»^ : 

20 o. 3Si%) ccftx., »«^y*B (w-mm: 35 

Mm, f4S7 5 Mm«±©W : 0. 511%) 
UcCi, MCJf^f btitcx-f'iXvJ h{bHf4l 0 

'J Jl/B^ f Jl/91f S*»J)DL/^:C iK^tt, 

4^l5Jfil^cor/^^^A^ ^;u^-^if/c 0 
[0 08 0 ] miMm 8 

^SSt?l)4tcfel^r, a2tc^TJ:^w:, aiCc^S^ 
B ( : 1 9 m m, »S7 5 m m«±0»* : 

30 o. 311%) tcftx., jgan^y^c wmm: 16 

Mm, fiS7 5wmai©»*: 111%) tfi^l/c 
Ci, ^OHC?#6n/ca-7 r ^ h^b)^l41 001 

ia5CC>r=tbr, ^LffliLr, ^77 7 O10tl 
8U, 4<U^ **IJA/BM*-;H 7filSB**»nU/cCi 
HJfc«4tB««:ur^-*A7-r Ji/*-t» 

[0 0 8 1] tb®W2 

HSfeW4Cc*j^r, ^2cc^fct ^>cc, mucTTsTEM 

B (^fitS: 19 Mm, f4S7 5 m m«±Ol»^ : 
40 0. 311%) {CfW., (^aS: 2 0 Mm, 

eS7 5Mm«±©»^: 811%) ^jg^U/cCi, 

trawc^-f^^-f MbM4i o ommmc 

»ur, JS?UPJ<hOr, y A h 2 0S12P, ^ VI 

^■;U9filBB«rasaiO/cCi«^», ^W)4 <h[5]filtc 
[0 0 8 2 ] i:b®^3 

^SSW)4Cc*5^r, ^2cc^T<fc^cc, aicc^fe^ 

B (^5fiS : 1 9 m m, S^7 5 m ml^±CD^^ : 
50 0. 311%) (Cfi;*, e^C : 5/im, S 
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vitcnhtxfc^-fi^J vimfAi o o«sauc*t 

*)l> 1 OM35£^L</cC<bI^+te, 91^4 ilHjfil 
[0 0 8 3 ] J£$3W4 

mst?)4^M^, aacc^-rjc^cc, mutCTT^ftZZ 

B : 19mn 4 &S7 5 m ro«±<D#)3c : 

0. 3Wm%) CCft*., ^fit^'J^D W^JtiS: 7 0 
Aim, &S7 5 umVL±<DW3i : 3 911%) ^rS^L/ 
/cCi, *0*CCf#6n/c=i— x^ MbMf4l 0 0 

wraccttor, ansui/r, ^77^2011 

y;l/Ky^Jb7S*W*»^LfcC<btWW. »«WI4 
[0084] HS&W9 

3U6W4Ccte^T, ai2CC7jvr<fc5K:* *Ji^4 0ftS 
^^»J>5fl%, 5^B19Sl°/o, KttTJl/S 
^^A17fl°/o, *BMb7^x$Al 9f?fi%CDflJ 

^ri^it3'7 r ^7'f MbMf4£PB^o/cC£, 
10f(C»6tifc3-f^7^ MblSfH oossauc 
*tGT, 7 4 h 2 0 MSpP. tf'J 

x^l^^U:? *U- h 7fiS35, # yy * * y JUL* 

[008 5] Uttffll 1 0 

38»«l4cc*ji»r, f^fcTjVTJ^K:. *;v*4 0lta 
^tu>ioil%, 53?Bi7Sta%, BMfcr;w 

<h v tTOf#6n/c3-f^7^ MbJSS»41 0 OfiS 

[0086] mms 

Xtttt^tcfe^T. «2CC7SrJ:^K:. £ji/*4 0Sta 
y > 1 511%, 53?B 1 4Sl°/o, BKb7;U 

i k ^Kft^ft/c^-f^x^ Mbja*4i 0 om 
«mc#ut, mmntox. ^7tO2 0I1», 

[0087] axons 

9WM%. S^B 1 2St°/o, K{b7^ 
^^A14gl°/o, TjcBMbT^SX^A 1 5Rfi%© 
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Sd^-c^ur^-fw x^ hfbJd^SSSU/cc 
M{Cf#6n/c3-f-(X7>( Mtwtt4i 0 on 

skc»ot: % jfijuwtur, ^ h 2 oaaas, 
^yxfuvf^^u- h4SfiSP, #y 

K^^j|/7«fi»*»flDO/cC<b«W3:, ^Jfe^4<bla] 
[0 0 8 8 ] HRW 1 1 
MbJ£f4K, jSTUWiLT. ^77^h, *yx* 

tnm-rcc, »?a«sit?**T^y^*^-/^n^^-bib 

(f§a a n£ : F-50E, «i*ttl!Hai»^6ttH) 
a -f^x5-f Mb«m 0 0M»tc3tLT2. 41 

[0 0 8 9 ] USSW 1 2 

OCCfcl^r. a2CC^-f<£^C, ^J^40I 
W%> *t'J>OIi°/o, 5ID2 1S1°/o, mtT)l> 
^-5A16Bi°/o, *«fb7JU*x$A2 3»«%<D 

20 H^"C^U3-f^7>( h {bMf4£tH^ U/cC 

<b, atcrtcw&hfca-: ^-f x^-f Mbj/§tf4i o oss 
sweater, mimtisx, v^yy* y i ossas, 

8m 5 mask ac^arBwre-rft^r * y n^-? 4 

[0 0 9 0 ] 1 3 

ms&mi ok^t, *2cc7n-r«t^K:, ^^^401 

^7tU>5Sl% 1 911%, KfbT^ 

30 ^«)A17gI 0 /o, *»{b7A/*X^Al 9Sl°/o© 

S^ien/ca-f^i?^ h^bM*4l 0 0SS35 

^fiWt?) ^7 ^ 'J O P *^t;l/2 . 81 

[0091] 3 . mm 

mKl±©»*l. OSS^WTOfiS^fli^^T^iS 
40 W1-13TO, 5 0Mm^iWL(Dg^, i# 
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